














Trequinsin' 1 on reaction with excess sodium
hydride in DMF generated a C-N bond cleaved prod-
uct 22 (Scheme I). The pyrimidone 2 on alkylation
with methyl iodide in the presence of sodium hydride
in DMF gave the N-methyl derivative 3. Treatment
of 2 and 3 with thallium(lII) nitrate' in methanol
afforded the acetals 4 and 5 respectively. The acetal
4 on treatment with cone. HCl gives the isoquinoline
7 whereas 5 with aq.HCI gives the aldehyde 6.
Borontrifloride etherate brought about cycl isation of
5 to the benzoquinazoline 8.
Experimental Section
Melting points were determined on a Kofler hot
stage melting point apparatus and are uncorrected. 'H
NMR spectra were recorded on Varian T-60 and
JEOL FX-90Q spectrometers. IR spectra were re-
corded on a Perkin-Elmer 157 spectrophotometer.
Mass spectra were obtained on a Kratos MS 80RFA
instrument. TLC was performed on aluminium plates
coated with a 0.2 mm layer of silica gel F254(Merck).
6-(4,5-Dimethoxy-2-vinylphenyl)-3 ,4-dihydro-l,
3- dimethyl-4- mesitylimino- 2(1H)-pyrimidinone
3. A mixture of sodium hydride (55% 67.6 g, 174.16
mmoles) and dry DMF (300 rnl.), compound 1
(20.0g, 49.32 mmoles) was added and the tempera-
ture maintained at 70°C for 15 min. After the mixture
was cooled in an ice-bath, methyl iodide (30 mL,
Note
481.9 mmoles) was added and the temperature main-
tained at 10°C for 1 hr. Excess sodium hydride was
cautiously decomposed with water (1000 mL) and
the reaction mixture extracted with chloroform (200
mL x 3). The organic layer was washed with water,
dried (Na2S 04), concentrated and triturated with pet.
ether (60- 80°) to give product 3 (16.8 g, 8l.2%)
which crystallized from diethyl ether - pet. ether (60-
80°), m.p. 152- 54°; IR(KBr) : 2930, 1700, 1660,
1610, 1530,1000,920,880 em", IH NMR (CDCb)
:02.02 (s, 3H, ArCH3), 2.07 (s, 3H, ArCH3), 2.23 (s,
3H, ArCH3), 3.03 (s, 3H, NCH3), 3.63 (s, 3H,
NCH3), 3.83 (s, 3H, OCH3), 3.90 (s, 3H, OCH3),
5.15 (s, IH, C5- H), 5.25 (d, IH, J=10Hz, =CHH,
trans to Ar), 559 (d, 1H,J=17Hz, =CHH, cis to Ar),
6.53 (s, IH, ArH), 6.54 (dd, IH,J = 17, 10Hz, -CH
=CH2) , 6.80 (s,2H,ArH), 7.03 (s, IH, ArH) (Found:
C, 7l.48; H, 7.01; N, 9.66.C25H29N303 requires C,
71.57; H, 6.97; N, 10.01 %).
1, 3-Dimethyl-l, 2, 3, 4-tetrahydro-4- mesitylimi-
nobenzo[h]quinazoline 8. A solution of3 (6.7 g; 16
mmoles) in dry methanol (220 mL) was added drop-
wise over a period of35 min to a solution ofthall ium
(Ill) nitrate trihydrate (8.0 g; 18.0 mmoles) in dry
methanol (140 mL) previously cooled to -10°C un-
der an inert atmosphere and the reaction mixture
stirred at -10°C for 15 min and diluted with dichlo-
romethane (600 mL). The solid was filtered and the
filtrate successively washed with 10% NaOH and
water till free from alkali. The solution was dried
(Na2S04) and concentrated to give a residue which
was flash chromatographed on sil ica gel using ace-
tonitrile-chloroform (l0:90) as eluent to yield 4
(6.32g), m.p. 130-31°;IR(KBr): 2980, 2960, 1675,
1610,1530,1445,1360,1135,880,870,780 em-I;
IH NMR (CDCb) : 0 2.00 (s, 6H, 2 x ArCH3), 2.20
(s, 3H, 1rCi'b), 2.71 [m, 2H, CH2CH(OCH3)2]' 3.0
(s, 3H, NCH3), 3.22 [s, 6H, CH(OCH3)z], 3.60 (s,
3H, NCH3), 3.80 (s, 3H, OCH3), 3.86 (s, 3H, OCH3),






































Reagents:- i, NaH-DMF ii, MeI,NaH iii, Tl(NOJ»).3H:Q MeOH
iv, Aq.HC1; v, BFretherate
4.37 (t, J =5Hz, 1H, CH2CH), 5.11 (s, IH, ArH),
6.51 (s, tH, ArH), 6.80 (s, 3H, ArH).
To a solution of 5 (0.8 g; 1.67 mmoles) in dichlo-
romethane (15 mL) was added borontrifluoride
etherate (1.1 mL) and the reaction mixture stirred at
room temperature for 19 hr. The solution was washed
with sodium bicarbonate solution and then with
water, dried (Na2S04) and solvent removed to give a
residue which was flash chromatographed on a silica
gel column using methanol- chloroform (J :99) as
eluent to give 8 (0.15 g, 22%), m.p. 215- 17°;
IR(KBr): 2980,1700,1645, 1505, 1440, 1020,900,
875 cm+; IH NMR (CDCh) : 15 2.0 (s, 6H, 2 x
ArCH3), 2.32 (s, 3H, ArCH3), 3.48 (s, 3H, NCH3),
Scheme I
3.76 (s, 3H, NCH3), 3.98 (s, 3H, OCH3), 4.0 (s, 3H,
OCH3), 6.84 (s, 2H, ArH), 6.92 (d, IH, J ~ 10.3 Hz,
ArH), 7.16 (s, IH, ArH), 7.20 (s, 1H, ArH), 7.32 (d,
IH, J =10.3 Hz, ArH); CIMS : 418 (M+ + 1,92,
417(100),402(31), 135(59),91(39).
9,10- Dimethoxy- 2-mesitylimino- 3-methyl- 3,4-
dihydro-2H-pyrimido[6,1-a]isoquinolin-4-one 7.
To a solution of compound 2 (2.83 g; 7 mmoles) in
methanol (SO mL) and dichloromethane (100 ml.),
was added dropwise a solution of thallium (III) ni-
trate trihydrate (3.12 g; 7.02 mmoles) in methanol
(25 mL). The red solution became yellow within a
minute and a solid separated out. The reaction mix-
ture was stirred at room temperature for IS min and
the solid filtered. Solvent was evaporated in vacuum
and the residue dissolved in chloroform. The solution
was washed successively with sodium bicarbonate
and water, dried (Na2S04) and solvent evaporated to
give the acetal 4 (3.0 g; 98.6%).
The acetal 4 (3.3 g) was dissolved in methanol (15
mL) and cone. HCl (15 mL). The reaction mixture
was refluxed on a steam-bath for 45 min. The solu-
tion was made basic with 10% NaOH solution under
ice cold conditions and extracted with CHCh (3 x
100 mL). The chloroform solution was washed with
water, dried (Na2S04) and solvent evaporated. The
residue was flash chromatographed on a silica gel
column using ethyl acetate-pet. ether (35:65) as elu-
ent to give compound 7 (1.9 g; 62.14%), m.p. 208-
9°; IR(KBr) : 2900,1700,1650,1620,1600, ISIS,
1035,1010,850,795 cm+; IH NMR (CDCI3): 2.06
(s, 6H, 2 x ArCH3), 2.33 (s, 3H, ArCH3), 3.70 (s, 3H,
NCH3),3.83 (s,3H,OCH3), 3.98 (s,3H,OCH3),5.62
(s, IH,C,-H),6.30(d, IH,J=8Hz,CrH),6.73 (s, IH,
ArH), 6.93 (s, 3H, ArH), 7.97 (d, 1H,J=8Hz, C6-H)
(Found: C, 71.34; H, 6.41; N, 10.25. C24H25N303
requires C, 71.44; H, 6.25; N, 10.41 %).
6- [4,5-Dimethoxy-2-methylenoformyl) phenyl ]-
1,3-dimethyl-4- mestyliminopyrimidin-lH,
3H(2,4)-dione 6. To a clear solution of the acetal 5
(0.33 g; 0.69 mmole) in methanol (10 mL) was added
12% aq. HCI (10 mL). The reaction mixture was
refluxed for 35 min, and solvent evaporated under
vacuum. The residue was dissolved in chloroform
and washed successively with sodium bicarbonate
NOTES 351
solution and water, dried (Na2S04) and solvent
evaporated. The residue was flash chromatographed
on a silica gel column using methanol-chloroform
(2:98) as eluent. The compound was crystallized
from diethyl ether-pet.ether (60- 80°) to furnish the
compound 6, yield 0.175 g (51.07%), m.p. 146-48°;
IR(KBr) :2180, 2950, 2900, 2840, 2740,1730,1680,
1650,1595,1020,990,855 cm': IH NMR (CDCb)
: 8 2.03 (s, 6H, 2 x ArCH3), 2.23 (s, 3H, ArCH3),
3.03 (s, 3H, NCH3), 3.63(s, 5H, NCH3 and
CH2CHO), 3.87 (s,3H, OCH3), 3.90 (s, 3H, OCH3),
5.12 (s, IH, ArH), 6.65 (s, IH, ArH), 6.70 (s, IH,
ArH), 6.83 (s, 2H, ArH) (Found: C, 67.46; H, 6.75;
N, 9.50. C25H29N304. 112 H20 requires C, 67 .55; H,
6.80; N, 9.45%).
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